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(ffl) 



II (V) 

*WLTCJ:H?x~A>TA';*./4/HL 
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R R' N- (Oj,)n — N — ^ 
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R#***>fc&. R'li. **ftl~8T4H» 

i 2ro-tf>«rjb/Noy>. -hofcs^u* 

ft 1 ~8 T4«M(i:^r LT t J: V »T/P3* ^^/U^i^ 
K«ftl-8T»««tWLTt,J:Vv/Nor4'3^ 

R. R'* { -otC^r-9TMoy>. -FD**n«>h 
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WWV9-208584 



h. ntt2*^l 2<Offlft£iirf. 
[fc8] 

R R'N-COyn— NH 

stVII*. R*Me**>fc$. R'li. l*»»l~8"C#ft 
««r*LTfci^T^y-f;m. aaRftl~8T4** 
«**LTt>J:vvNar/U*y-f;HII» ftftftl — 1 2 

WHiatttLTbX^yxs^i'Tii'/tsjnjt. tat 

ft 1 ~8T4H*ft«-irLT t, J:l^r^3*^*^^ 
S. J*SHftl~8T4HWra*LTfciiVNOTA/3* 
i^rA-*^**. fc&i^i£t«ftl-»l 2T^-tf>« 

•tv^x^T/Wa^i^^tft^rt***-*-. ±fc. 
R» R'*« — ?izKc->X'vzyy. —hvi*>t>\,M±j( h 

[fc9] 

R R"N-(ag n — nh 



10 



Zn&mt LT*«fcft«*T S KM**. 
[0002] 

ft*«fcX^o-f RRcOWBkttt^^S^JWbftVMl 
TUrt-yv <r= • **) ft2a*«L puva 

*<><DTtt*<. W^fn-f K**SM*. Wtfttift 



0 



CI 



Seville, R#**Ofc*. R'li. JWSR1-8T* 
•MM-SfLTki^T/l^y-f/K. ft»ftl~8T# 
ftftS-SrLTkJ^vsoTA'J&y-fA^S. «*ftl~l 

»**WLT«>J:V^7x~A'Tll'*y>f saefti 
-1 2T^>-Hf>aLh/NO^. -ho**v*k*h* 

«ft 1 ~8 T^Mtft £$r LT fc Jr^T/Un*^^*- 
/l*. «aRftl~8T4HWH6-*LTtivvNor^a 
*is*UV>X=jl* s% **mij)Wftl-i2T'C>-tf>' 

R - R'*< — stc^roT^oyy. -ho*>iV^i^ K 
h. nl22*»6l 2<0fflB*jj?*-. 
[0001 J 

r«*i*>«-r*»KHHff] *«»±. ttft*»rap«* 



2L T h e-lxfflJKtfGftWSfafctx-r F*»*1f-< 
h*-f>«6WWKOO*i (Wi|*E.«W*ft. 
27 [nvple 16] 597-602. 1 995. 

ftWftft. 2 7 [supple 16] 6 0 3-6 0 9. 
1995) . The-ttl!W£**CU»,vCtt. Thl 

•«r*>t»T h 2MUH2attftC*> 9 . Th 2 Jtt*6 

4Ht • hhi • am*** LiaBogeasiit t v>3R# 

**k*->TW6. «-)t. Th 2aBftffl£-mgr« 
4 >-^-7xQ>>^*K9»WH^if*%t*A,*i.r^* 

[0003] — *f*3#Utb hOftfti=£Kfr& 
fcS^ftlfcfc 4 ~8l*BttC**i; * 0 24-4 

«feftOTUA^-RftO«Bi:«»MWW<Jb* fc 

«ft$iiTv>«. ftftasu6o^«~x&ttiic^<^n 

T*ofc#. ♦BTttI sE-UMB#M*-r«I& 

ate phase reaction of the type I al lerxyT* 9 . T 
h2^/<-«B-JMaa«jI<B8i3- ) T^*i:#i^ 
#l* J: dlCSrofc (ARtc*. ftj&fcft. 2 7(5). 
564-574. 1 995) . ,I*>J:3(C. Thtr-ft 

WVtXT < JL—*—<r>ot,nizm3Kct.*9 5-> (tJi 

^ s >-u»^^ftrrtf < -mmxattz l ) tmst 
50 [0004]**:. **H!a<t:**fcflaLttte*0< 



<4> 



lWH 1 9-208584 



*t>**tosit*->xm. ma* i -mm- 1 h-4 
S*V[4. 5-c]*yy>-4-rs>«fcLT 
u» rt^xwr** 1 — f vr+A,- i h— -< 
v[4. 5-c] ^yy>-4-rs^ mn) 
**#>t ltv»<^«^tv»* (Burnt** i 4 5 
340^. 3ieamiwR4 68 9 3 38^ *s»»ttB4 

698348*. *HS«HB4 9 2 96 24^ Btffl* 
WB385630*. *£BtfflF*5 34 690 5# 

fcmaPF3-2 64 56 2#a»iSSilTV^*<. UR 

[0005] * 
X 



10 



tzi& wnmr un*-wtit ttmi&T/t 

[0006] 
(00071 




-o — (CH t )«-a»«-(ay 11 — n-^ 



(I) 



10008] Xlttmt+itMKoy^K* x [00 1 7] 

***>U mttl*»£9«>»S^ nj±2*»^12<0» 

[0009] (2) JJE ( 1 > fcUEaOTS FWW** 

[ooio] (3)TE*nr«>*L&3n<orsi*i» 

[001 1] 

X' (ay»-coNH- (ayn — N — ^ 



(m) 




(0) 



[ooi2] *n*. yijAoy^^^ m 

ttia^OSgjtfc. nl42*»^> 1 2<0»tjjtr. 
[00 13] <4)TE3SirrS3ilS3Cl*>r5Ktt 

[0014] 
[fcl 2] 
HjC=CH 0GNH- (CH,) a — N — ^ 

OCX <*' ) 

[00 15] #11 n«2^12«WtS-jir*- 
[00 16] (SJT^IIIT^S^SCKOTSHfil 



[00 18] XIII*. nli2*»4,i2<D»*ij*r. 
[0019] (6)Tie«IVT*S* l .i5«|<0TSH8l 
»*fc^*-*fc<* >SX* fi Mfc C3 b* . 
[0020] 
[fcl4] 

HjN- (CH^n N ^ 
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[002 1] XIV*. nli2*»* 1 2««fcM*r. 
[00 22] (7)TffiSCVTiSSit*aC!<orSKIM| 

[0023] 
[fcl 5] 




R R* N~ (CHj)n — N — ^ 
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NHBh 



[0024 JXV*. R#***>i:$. R'tt. K*Rl 



(5) 
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^BT$t*m*HLXt>X\.v\aTiH!r;<(lHt, ** 
Rl — l 2"CC>'Hr>ftJ:>Hoy;>\ -hnj>&v»li> 
h * i" UBS 8- W LX t i V * 7 x /Voir y -f A* . 

/H£. a?SR«l-8T»«««-*LTtJ:v^rit'3*^ 
Jttftftl— 8T#**Sr?rL/C<»J:vv\ 

t-*TLT fc 2 ^ 7 x -tVTiVZi* iofr/W*— in 
f. R. R'tfi-^tztoX^ayy* xhofc 
SvXiX h*S<ftftft£*rLTfe Jrv^?«08«-f 5 H 
*«Sf*. nti2*fc l 2*»*Sii^. 
[00 25 J (8) TKSCVlT^Sit&jCKOTS H» 

[0026] 

[fcl6] 

K R'N-(CH 1 )n— N— ^ 




(VI) 



[00 27] *VI*. R#*»4>1:S. R'tt, 
1— 8TiHWB^WUTt>J:Vv\DTA'*y>fA«. * 
Xh*i'Wtt**rLTi.iH7x-^T/H»y'4/U 

*3"*44!=*ft. ftSftl~~8r4HB«£*l,Tt,J: 

K£»lfrr*. nU2*»4>l 2<0W»i-^rf. 

[0 0 28] (9) T£5CVIlT^S#l.*sCl^)r5 K» 

[0029] 

RH'N-<CH J >o— NH 



(vn) 



ci 



[0030JSCVII+. R#*JK0t*. RJi. 



ft*ft 



ft. ft**l~l 2X^-kf>m±/\uyy > -bai> 

h miy h#^aBfi»«-*LT t x v »7 x y *ti,Tim 

#aW»l-8T#««$-WLTt.J:v»TyW3 

2T^-e>«l:^o*'y. -hnj,£i^ Mf>ft 
8t*£-*rLT tJ:v>7x iA-T/Wa+^iW^— /US* 
10 R. R'# — Z>lZZcr>X'suy>^ —ha 

Attn** h*i^WI*^LT<.J:v>5f#iHB«>f 5 

nU2Kl 20>lft*jrrf-. 
[003 1] ( 1 0) TI^IHT*S*l*5Sl*>T$ 

[0032] 
[fcl8] 

R R'N-(CH | )n— NH p 

etc-- <«> 



20 



30 



40 



1— 8T4rtt«-*rt,TtJ:Vv>aTA'J0V-f/P*. # 50 



[00 33] *Vin+. R****<0t&. R'ii. 
Rl^8V4H!M**rt,TfcJ:^T/P#,M/tft. 
ft 1 ~8*C*HK«t:* LX L X v v\or *>* J4 >P*. 

tt> K*s^H»€-WLTt»J:v^x^r/PXry 4 A- 
X. ft«fti~i 2x j o-*£ym±^ay>-, -but, 
*v^i>h^v«inai«riruTtiv^xy*^r;^ 

^-f Aft. KS»l~8T*H!S»S^i LT<,«kv*T/U:J 
4f>-*A^f^HS. IWRftl-8T'4>««e«'Lrt,J: 

*ftt*TLT t» J:v>7 x-^r^3*j/*A-#z;HK 
Srf. R- R'*« — -5ttinTADyy. zho 

Ht»tiET6. nU2^12<0SKi^t. 
[0034] 5SV. 3«VI, SCVIIUiJlt^R. R'UTS 

y«<otsE»i-c*o. ffitctt. r-t^. yxit:*- 

[0035] *l0Mt&*r)E3mizn&Loi>iM<m 

xtLxu. est. e^bkswt. «bl «st. y>«. 
Itft. aft. vv-f vr. n^B. y yrf 

ft. S5ft. i^x^ft. >^^7Wsft>t6, p-h/WX 
[0036] 



(6) 



sFiMwwi. mtuixroxitiLxwBtrizbv * (0037J 

1 r m 9 



a • 




< 



(1) 




(2) 
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1 r if-cafcfe— jo 




1 r H-asy.—*, 

X 



ft r i-<ay*— 

— oft 
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<4) 




») 





(7) 





— (ay»-ca«- (aye — 





r o 0 3 s 1 xe < 1 > (c*mx. aj«wrr**3wx 40* r 0 0 3 9 j x« < 2 > «*wc . = h nxvmmim 

02.4 — v^nn — ^ — — knit / it 1 1 1 1 m mi -> . . . 



a2.4-s;?oo-3--hc»tyif viigsnurc 
*9. ^UXiPW^ffi (OM-Ber.. 1918.51. 1500) 9 

^-TSV<0*yT5y««*t,4M5W*« <Synth.Co 
•mm.. 1990.20.2559. J.ted.O». .1988.31.898. J.Or 
*.Om.. 1981. 46. 2455. J.A«er.Ch«.Soc.. 1941.63.852 



[0040] XS (3) tCfcUT. SCVUOft^ith 

[004 1 ] x« (4 ) casvvc. s«vi<ofl:^tiKors 



( 

1 1 

tert- 7" b * iofr /P,-tfXrt- ( Bo c ) 0>ltdfctiS£&* 
<Z) <o*&«Rfly»e«-lH»s-a«W*ikfe:J:r>T 

10042] is <5>c*i^T. as^aa**:^ 

[0043] is (6) r (tf 

10044] is (7) tzts^x. ntam*±<n*m: 
'i?is<>j*bth£.*riirf>1* (tf*L«*. 4«) «*» 

[004 5] XB (8)(CJ3WC. 3tIII0Xt£**/\ 

[0046] xe o) iza^x. axi^xt^maaa 

[0047] *«nB03£lT^?ii£TS KSHWfc&tf 

*<oE*w«resft*af+;W!itt. rhe-ttftjt* 

*T£*. «P«*tc«u*a»a***>*BBtt. ft 

*l ar*^ a*, a&a. mtm. mm. a « 

mtm. ma. jSBwl j6jmh. 

*. vvf*ioa#fcUivvci. aaaatcas&sa • 
wwatsfU5 6fflnmita^*ci;*c^^4. sap 
*>t ltu. mmm. *&m. mvn. mmm. «* 
*. a**, w&m. mmm. mmm. jam. *# 
m. mmm. 991m. wmmt. mmwn 
m. aaaaa. ntmm. *s»*4r#*»f 
[0048] xiw&MLVtnmtmut. &±l 50 
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[0049] XHrXt&UtWMHMtU.. JHB* 

&mmfmax^Lhx^$^mt^rzk^t>. * 

[0050] 

imm: xiz. *9m*9mmtz±r>xise>t&mz 

-f-^tt. I MU*B*4*% I R-8 1 0 . « 
H-NMRW hA4i Varian tkiity 400 MB Appara 

[0051] (Xttfll) 

4- r 3- (^y^y^^T? y> -rotr 
lUTSy] -2-»nn-3-zMtfy»ygx^ 
2,4-*'7Do-3-ihD*y!;yo.i 9« (o. 

7 6 8aaBl) JIVN- (•N.ViMor^i^&yWCXrt') - 
1. 3 -m/t^S^T 5 5^0. 1 6s (0.7 68ao!) 
fth»Jx^rSV5«l«|». 7 OtZCSaftL-T l«Hfflt 

^^ic»gFu *at. «kmkso4) a. mit 

7 ^ -tcft U n -^^W-pux-f-A. ( 2 : 1 v/ 
v) mmWIHZJiV. 4- [3- (O'S^A'**^^ 
-•ftx^ray) Tntrt-TS/] -2-7DO-3-X 
ho^yy V0.27g (0.65 laol) 

[00 52] t H — NMR (CDC It) 8 (ppa) :1. 
79 (2H,m) . 3.35 (4H.m) . 5.02 ( 1 
H,br), 5.18 (2H.s> . 7.15 (lH.b 
r) . 7.37 (5H.m) . 7.57 (lH.t.J=>8. 
OHz) . 7.73 (lH.t. J = 7.8Hz) . 7.90 

(lH.d. J-8.4te) . 8.21 (lH.d.J-8. 
OHz) 

[0053] (901912) 

3- r = y-4- T3- (^vns*~*~siii\rt'.=L.n,-r 
$y) yo^rsyi -2--yoo^ytj ^ g >* rt g 

4- [3- ( ^vy^^i^* A-.ie^r s y ) mt: 

A'TS/] - 2-^DD-3-=ho<lf/!)yo.27 
S (0.6 5 1aaol) 0al«W»U. 9 

ffl»lal&WR»0.2 2g (0.390-I) tJoi* 

ar2^a«ffu^. RKatawiawca^hy^ 
a ( n at so« ) «. aataEEra*Lfe. aae-y 

A->^y-^(300: lv/v)»ajajH:.k9. 3 

-rsy-4- [3- (^v^^^/p^xywrs 
s) roirrt'TSy] -2-^oo*yy>-o. 1 2* 



(8) 



1 3 

(0. 3 1 2-ol ) **«fe»3fcfc LT»fc. Z<Ot>ff) 

[00541 'H-NMR (CDC 1*) * (pw) : 1. 
76 <2H.m) . 3.30 (2H.m) . 3.42 (2 
H.q.J=6.3Hz) . 4.21 (2H.bs) . 4.44 

(lH.br). 4. 92dH.br). 5.16(2 
H.s) . 7.3 0-7.3 9 (5H.m) . 7.4 6 (2 
H.m) . 7.89 (2H.m) 
10055] (9UtM3) 

1 - f 3 - ( O ^*v^^rt,T a -rr>K 

3-rsy-4- [3- (^.vvr^^^iu^-^r 
%j) roe^rsyj -2-^odvjvo.i 2 

8 (0.31 2ho1 ) fc: h Uxf-^A-h*^— h 0 . 
5 2«l (3.1 2a»l) fclDi. 1 0 0t:(=aaiUT3. 
5WH«*U:. «e*$r*ET*BLT. 1 - [ 3 - 
(^isnsttistiJl-tf^JUTS. J ) TUtrrts] - 4 - 
^□D-lH--f S^V [4. 5-c ] ^/ijvo.12 
8 (0.304»l) taWfeffifrfc LT»fc. £<0t, 

[0056] 'H-NMR (CDC It) 9 (m) : 2. 
24 (2H.m) . 3.36 (2H,q,J=6.4fe) . 
4.67 (2H.t.J = 7.0Hz) . 4.95 (lH.b 
r) . 5.14 (2H.s) . 7.31-7.39 (5H. 
m) . 7.6 2 (lH,t,J=7.8fe) . 7.71 (1 
H.t.J = 7.8Bz) . 8.09 (lH.s). 8.13 
(lH.d. J=8.4Hz) . 8.21 (lH.d.J = 8. 
4 Hz) 

[0057] (HftM4) 

1- < 3-rg ymrji,) -4— ypp-iH-^? 

f/r4.S-rl»y.|>.|i M ^ 

l- [3 - (^^rt^Mp^^-^rsy) rotr 
AO -4-^qo-ih— f sry[4.5-c] *y 

U>-0.12k (0.3 04-ol)Cft<k**-BHfi[3 

3%] 3ritani. % aan . smam ut. sum 

t«ErWL. BWtriN-^ifcft^hy^^jKg 

*V*«*tani^ao^^AT5H»ajL^. 
(Na»SO«) tt**£*flETW*U WlEt^y^y 

^y-A— 3 2%B» ( 1 2 : 6 : 1 v/v) mOHHZ 
•tO. 1 - (3-T5y7-Otr^) -4-7oo- 1 H 

— fs^/[4.5-c] *yy>- i»jtt6o« (o. 

1 8 7mm>\ ) t-»*fcffl*fc LTWfc. 

[0058] 'H-NMR (CDjOD) 6 (pp.) : i. 
94 (3H.s) . 2.39 (2H,m) . 3. 1 2 (2 
H.t. J = 7.8Hz) . 4.82 (2H.t.J=7.2H 
2). 7.70 (2H.m). 7.97 ( 1 H. d. J =8. 
0Hz) .8.27 (lH.d. J=8.0Hz) . 8.4 1 
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(lH.s) 

[0059] («*M5) 

-cU/My-4-Tgy^tf 

1- (3-7S/7De/p) -4-^dq-1H— f S 

rvr4.5-c] *yy>twaa6o«(o. 187 

JWTFftttT^XT 5.1 irtat . j 5 OrfcMRLT 

iww^. sawtaffrawL. as****)* 
10 «m»LiN-*iM:^).y^A*»ao.5iit»ii 

(3-7Sy7DDp) -lH->f =rV [4.5- 
c] ^yj^-4 -TSVl ]« (0.04 5 5«ol) 
8-«»fil««iSift(inp:24 3-24 5t: ) 



[0060] IR (KBr)cr 1 : 3320. 317 
0. 1650 

'H-NMR (DMSO-de) * (pp.) : 1.93 (2 
20 H.m) . 2.57 (2H.t.J = 6. 6Hz) , 4.64 
(2H.t. J = 7.0Hz) . 6.55 (2H.s) . 7.2 
6 (1H. t. J = 7.2Hz) . 7.44 (lH.t,J = 
7.41b). 7.62 (lH.d.J=8.0Hz) . 8.12 
(lH.d. J=8.0Hz) . 8.1 9 (lH.s) 
[0061] (9tftM6) 

4- T3- jj^t-2±£ti^lk^&Z ^n 2g£ 

*Tg^1 -2-^DO-3--Kn*yijyi7)Arf 
2.4 hO^f y y>-0. 5 9 g (2. 

4 lHol) &VN- (tert-rmf^^sjU) - 
30 1 . 3 -rrav^j^T 5^0.4 2 8 ( 2.4 ImoI ) £ 
hUX^TS^lO.1*. 7 0TCt=l«JLTl. 5* 
WW* LJfc . «ET h U Xf-;PT 5 ^ L . J»£ 
fcfc^l^tCiSWL. tt« (Na:SO« ) ft* 
EETattBLTt. H»fr^^y-^Thy-f-jLU-M.T 
*TXU 4 - [3- (tert-rF^^^-tJ^TS 
y) ynt;/l>T$S] -2-^DD-3-ZhoVU 
^0.61g(1.60«l)S«ftifl( n p: 1 59 
~l 6 l*C) tLT»Jt. zcoh (TKryfrK&mT— 9 \t 

40 [0062] IR (KDr)cr' : 331 0, 168 
0. 1 580 

'H-NMR (CDCIj) 8 (pp.) : 1.50 (9H, 

s) . 1.77 (2H.m) . 3.27 (2H.q.J=6. 
1Hz) . 3.36 (2H.q. J = 6.0Hz) . 4.82 
(lH.br) . 7.37 (1 H.br) . 7.55 ( 1 
H.t. J = 7.8Hz) . 7.72 ( lH.t.J-7.7H 
2) . 7.8 9 ( lH.d.J=8.2Bz) . 8.27 (1 
H.d. J=8.4Hz) 
[0063] <Wtf*7) 
50 3-73^-4- T3- U £ £ = Zt3 ±&&&Z&>Z 



(9) 
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1 5 

4- [3- (i«rt-rh*^iH^cyi'TS>'> rotr 
A-rsy] -2-^DD-3--ho#yy>'0.27 

s <0.7 0-ol) *x*y-A-7«lfc*KU «W 
£11 J • 2**B*0.5 5g (2.4 5-ol) Oatl 

•aaasMKeu:. ?&*P»Kie«£ 2 N-ryt-r* 

£*>»t. ?oo*/l,AT20*|{BU (*«*) . 
Kg (Na,Spi) ft. «ffTStt*ff£LX:. awe- 
s' y^yA^A^OV r $'5:7 *-fc:ftU n-<"v* 
Ifv-lHexf-A ( 1 : iv/v) *a«0*:J:9. 3- 
T5 y-4 - [ 3 - (tert-rh^iofrA'tfx/l^TS 

y ) roe^rs y] - 2-?oo*y y yo. 1 5 g 

(0.428wl) *8»felSAfc LT»fc. ^<OtW 

(0 0 64] 1 H— NMR (CDC Is) 8 (pn) : 1. 
49 (9H.s) . 1.7 3 (2H.m) . 3.29 (2 
H.t. J = 6.2Hz) . 3.35 (2H.q, J=6.0H 
z) . 4.28 (2H.bs) . 4.60 (lH.br) '. 
4.75 (lH.br) . 7.44 (2H.m) . 7.87 

(lH.d.J=7.6lte) . 7.94 ( 1 H.d. J = 7. 
6Hz) 

(0065] (*3t«8) 

1 - r 3 - ( t e r t - 7K*Vi>^=<P7£ / ) 7 
nttiM -4-»Dn-1H- ^f'/f4.S-cl 

3-75^-4- [3 - ( tert- r h i/*rfisX-A,T 

= y) xoe/ursy] -2 -^oo^y y >o. i 5 

S (0.428wl) Klhyx^3r/Wh*/|^>— ho. 
3 6ml (2. 1 4aol) trtatX* 1 0 0XrT2m«aS 

^cs ot:t i »»* ut. Kjsa£***Er«Mi 

U «art-^y^yrt'^5A^Dvh^57^— trft 

L. ?DD*^A->^y-^ (150: 1 — 100 : 
lv/v) 1- [3 - (tert-7*r#v 

*;^^7;y) 70CA-] -4-^DO-lH-f 
[4.5-c]+/'jy0.14g (0.388a 

• ) SrfifeR* (mp : 155-1 5 6"C) fc LTlt 

[0066J IR(KBr)er':3380. 168 
0. 1520 

1 H — NMR (CDC I s) * (pp.) : 1.4 7 (9H. 
s), 2.22 (2H.ra) , 3.30 ( 2H. q. J = 6. 
4Hz) . 4.68 (2H.t. J=7.2te) . 4.7 (1 
H.br) . 7.6 6 ( 1 H. t . J =7. 6Hz) .7.72 
( 1 H. t . J =7. 6Hz) . 8.09 ( 1 H.s ) . 8. 1 
6 ( 1 H.d. J =8. 4Hz) . 8.2 1 (lH.d.J = 
8.4Hz) 

(0067J (mtW9) 

I- ( 3-T£yyotfA>) -4-*PP-1 H — £_g 
1- [3 - ( tert- 7 h ^istD^X—AsT 5 y ) TOf 
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A-] -4-^OD-lH— f S^y-[4.5-c] *y 
»J>-5 0«* (0. 1 3 9-oD tWtX+UySmXiztg 
JUL. bV7A*aBmo. 1 lml ( 1.39aaol) *ft 

iaan B«#ut. kbs^isetwil. are: 

1 N-*»fcr-r y-7-ioWWIi ■! JU/r*****£. 
^no*AAT5BttajU «Bt (NatSCs) fW«ff 

4>**0) TMJf-jLP-hLTtfrififcfcniU 1- 
O-TSymtTA') -4-^DO- 1 H — rs^y 
10 £4. 5-c]+yy>'14i« (0.0 5 36— ol) 

»9T*<>. 

[0068] IR (KBr)cr' : 3400. 159 
0. 1510 

'H— NMR (CDC l»+CDiOD) 8 (ppm) : 2. 
06 (2H.m) . 2.72 (2H. t. J-6.8Hz) . 
2.98 (2H.br) . 4.64 ( 2H. t. J=7. OH 
z) . 7.57 (lH.t. J = 7.6Hz) . 7.61 (1 
H.t,J«=7.6Hz) . 8.03 (lHs) , 8.05 
20 (1 H.d. J -8.0Hz) . 8.1 1 (lH.d.J-8. 
01b) 

(0069] (SBM10) 

1 - (3-rs /me/M - 1 h-a g^/u.g 
i- (3-rsyrrre^) -4-^dd-ih— 1 s 

rV[4.5-c] VJyi4ig(0.0536«nl) 

flfTi't-r 3«i tjoi. 1 5ortaa»LTi««f 

30 y>X.*»*0.3«ltftiWa«lt-WRL.T. 1 - 
O-TSyyotTA-) -1H- (SrV [4.5- 
c] *yy^-4-TS>8«» (0.033 la>l) * 

fc. 

(0070] (*JtMll) 

1 - [3- (tert-rh^^*/Ud«XiUrsy) :rotr 
40 A-] -4-^oo-lH— fsrV [4.5-c] *y 
y^3 0« (0.083 laaol) fO^/WSVlml 
feloi. 1 5 0-CCS8RLT 3«*fiH»TUt. jSEETH 
•*^VS^TSi'***U 1 N-ffl|fcAtt*tJO 
£«fcy*u:'T2aattflU:. «WatftSittlt*S 
^Hy«7A*»«Ta»t. Oft(NatSO«)fit. it 

ffTJWtt«*Lfe. Bttfr^y^r^^^^ovh 

0 : l»/v) flWJftH*: J: 0 . 4-A^^7- 5 y-i 
- [3- (tert-rh*^^#iA,TSy) ymr 
» A-] -1H-- (5rV[4.5-c]^yyv35« 
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(0.081 lml) Srafe»*(mp: 171—17 
2.5-0 t LTfitz, Z<r>t><T><n4tferifrr-?im 

[0071] IR (KBr)ci': 3330, 170 
0. 1 590. 1 540 

•H-NMR (CDC I 3 ) S (pp.) : 1.46 (9H. 
s) . 2.1 8 (2H.m) . 3. 2 5 ( 2H.m) . 4 . 
57 (2H, t.J=7.0Rz) . 4.64 (lH.b 
r).4.95(2H, d. J = 5.2Hz) .6.05 
< 1 H.br ) , 7.26-7.3 6 (4H.m) . 7.4 
7 (2H.d. J = 7.6Hz) . 7.51 (lH.t.J = 
7.6Hz>. 7.82(lH.s). 7.92(2H.t.J 
-8.0Hz) 

[0072] (%ttfll2) 

l- <3-T$sra*A>) -iH->f5^rrd «; 

-cl #yU>-4-T5><nAli£ <+m) 

4- ^>^;UTSy - 1 - [3 - (tert-yh^y 

tuitf-fUTss) me^] -1H- fsrru. 

5- c] VUy30«(0.0695»l) £4rK3. 
li3W*U ittBUfr^^A-Btm [2 0X3 0. 1 g 
itat 1 BttBSKU!. KKm^fF»L«EETmUi: 

(6 : 3 : lv/v) MBtBBhfc 9 BWH U PMB B Stt, 
TA-* y«TtSft*iP»RU 1 - ( 3 -TS /rot 
A-) - 1 H--f srv [4.5-c] *yj>-4-T 
5V7« (O.029O«ol) fcWBfeBsfcfc IX* 
-cot,<OW«Jttl»i % 3«tW50fl;S*i:-RL 

^. 

C00731 (»tHl3) 

4 - f 4 - ( tert- -TV*-^-hfi,-X.-i^T a /) -r^/i 
TSyl -2-^DD-l-r hajr/i)v^ 
2,4-y7DD-3-ZhO*yyy0.72g (2. 
97«Ml) JlVN- (tert-7>*^;Jr/l.tf-/P) - 
1.4-S'-TSV7'*>'0.56g (2.97ool) £b 
UX^/PTS^l 2 7 0t;t:Jl8!ILT1.5«Ha 
WfUfc. «EET««L. f-uvtrfcAS 

^. SS^n — ^#-9->-i?Jtf-yWx— r/W ( 1 : 1 v/ 
v) Th'J-f-iU-hLTiPnL. 4- [4- (te r 

t-r^^^TS/) rf-rt-rsyj -2- 

^oo-3--hD4pyy^0.9 7s (2.46ml) 
&»ft«*(mp : 1 2 5—1 2 6.5*C) i LX* 

[0074] IR (KBr)cr' : 3340. 328 
0. 1 680. 1 540. 1520 
'H-NMR (CDC Is) 9 (pp.) : i. 46 (9Hi 
s). 1.63(2H.m). 1.78(2H.m). 3. 
1 9 (2H.q.J=6.4Hz) . 3.47(2H.q.J = 
6.11b) . 4.68 (lH.br) . 6.41 (lH.b 5 
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r) . 7.5 2 ( lH.t. J-7.7lb) . 7.74 (1 
H.t.J-7.8Hz) . 7.91 (lH.d.J-8.4B 
z) . 8. 1 1 ( 1 H.d. J=8.4Hz) 
[0075J (S0t«14) 

3- 7-^^-4- f 4 - (tert--rK* ^/t,rff-iby 

sy) r^rg/i -?-»nD*ynv^ 

4- [4- (tert-rh^f^iUK^TSy) f+lV 
TS/] -2-^dd-3-~ Ko^y UVO. 5 * 

< 1.27ml) £x*y-/H 3«lfcJS«U «Hfcf 
10 * 2 ***»l-0* (4.43ml) tlnim 

?DD*n,AT2EliaJU. ft* <£ifi*) . feft (N 
a»SOi)tt, *flET"i8«S-W*Ufc. 

Kx** (2 : lv/v) SSiB^tJ: 0 aw****,, 
-TSV-4- [4- (tert-rh^^A-^XA-TS 

y) y-r/uriJ] -2-^DD^yyvo.i 2g 
(o.3 2 9«bi) taeisflkLr»fc. cot, 00 

[0076] IR (KBr)er 1 : 3270, 168 
0. 1 54 0. 760 

•H-NMR (CDC Is) 9 (pp.) : 1.44 <9H. 
s) . 1.64 (4H.m) . 3.17 (2H.q.J=6. 
Ofe) . 3.27 (2H,t. J = 6.6Hz) . 3-89 
(lH.br) . 4.1 5 (2H.bs) . 4.59 (1 
H.br) . 7.4 7 (2H.m) . 7.77 ( 1 H.d. J 
= 7.6Hz) . 7.89 (lH.d. J = 7.2lb) 

[0077] <mmmi5) 

30 1 ~ T4- (tert-7K»vy,n,f^T? j\ -r+ 

fr] -4-?PD-lH->f.^>/f4.S-rT*/ 
[4- (tert-yb^^/U^=J^T 

S S ) yfA'TS/] 1 4 g 

( 0 . 3 8 4vl ) (= h yx**** h***— h 0 . 3 
2.1 (1.9 2ml) S-JOx. lOO^CfcaWRLT 1* 

9J-Ar( 1 50 : 1—1 00 : lv/v) m&M4HZ£ 
40 0. 1 - [4- (lert-T'h^^A'.KXA'rSy) r 
f-A-] -4-^oa-l H->f SrV[ 4.5-c] 4r 
^'^0.12g (0.32 1— >l) «rj*«fe»3fc (m 
P : 14 8-1 5 01C) tLT»fe. w*>t,W>a5t* 

[0078] IR (KBr)cr' : 1695. 1510 
•H-NMR (CDC lj) S (pp.) :1.42(9H. 
s). 1.62 (2H.ni) . 2.06(2H.m). 3. 
21 (2H.q. J=6.4Hz) . 4.58 (lH.b 
r) . 4.65 (2H.t.J=7.4lb) . 7.66 (1 
0 H.t.J = 7.2Hz) . 7.72 ( 1 H. t. J =7. 6H 



1 9 

i) . 8.0 2 (lH.s) . 8.1 3 (lH.d.J-8. 
4Ht) . 8.21 ( lH.d. J-8.2H*) 
(0079) (JEtt0*16) 

1- (4-7?y^) -i-^DD-lH-^j-r 

l- [4- (tert-rh#^A^^yprsy> 

A-] -4-^DQ-l H-- < 5rV [4.5-c] *y 
y>-0.10« (0.267— ol) frflMb>f-^>6al(C 
JMKU hU74/4-amtt0.21al (2.67m>1) * 
aoiSaTHWffUte. R*H«-«ffTMBU SHE 
tzi N-*«fl:^M;^«MciisaE2.iavAtt*tfti 

T^O*/UAT50tt/BU «Bf (Na(SOi) ft* 

- (4-TS/'7'f-rt') -4-700-1H-4 S^V 
[4.5-c] *SV>4 5ag(0.164-ol) trSM 
fe»*i:LT»^. ^ <0 1> ?xr >3) JUTW r - fli&Tin 

(0080] I R (KB r ) cr> : 34 0 0. 29? 
0. 1.670. 1 520. 1 360 
'H-NMR (CDC It) 9 (pp.) : 1.51 (2H. 
m) . 1.96 (2H.m). 2.6 6 ( 2H. t. J-7. 
2«b) . 3.03 (2H.be) . 4.53 (2H.t.J 
= 7.4Hz) . 7.56 (lH.t.J = 7.4Hz) . 7.6 
0 (lH.t.J = 7.5te) . 7.97(lH.s). 8. 

0 2 (lH.d.J=6.4Hz) . 8.04 (lH.d.J = 
6.4b) 

(00811 (*at«17) 

c1*yU> -4-7S>gHMt 

1- (4-7S/rt*) -4-?no- 1 H — f 5^- 
V[4.5-c] +/yy40«(0.146«)l) €•» 
BBBKSWRc/Uu * ? S—A'amia.tm&TMitrr 
>*-T4ml*tnt. lSO-ClcaaRLTlWWPL 
fc. fiUCSfrMETMIL. Bttfr^MtetattaHKU 

1 n -*iwfc^ h y »>A*j»ao . 5«i taut*, was 

^^Lx^y-yKp^HISALT. 1- (4-TS 

vr**) -iH--rsrv [4.5-c] 

4-7SV14« (0.0 54 8—oD Sr&ftfe&JSA 

(mp : 22 7^2 30. 5<C (#*) ) t LT#fc. 

[0082] IR(KBr)a-':3340. 318 
0. 1 650. 1 530. 1400 
1 H-NMR (DMSO-d«) * («.) : 1.30 (2 
H.br). 1.39 (2H.m). 1.89 (2H. 
m) . 2.5 5 (2H.t. J-6.8Hz) . 4.59 (2 
H.t.J=7.0te) . 6.56 (2H.bs) . 7.26 

(lH.t.J=7.4Hx) . 7.44 (lH.t.J = 7. 
7te) .7.62 ( lH.d. J = 8.0Hz) .8.05 
(lH.d.J=8.0Hz) . 8.19 (lH.s) 50 
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(0083] (MM18) 

4-^i^TSy- 1 - T4- ftert-^K*g^it, 

1- [4- (tert-7*h*f^^j|l=A'rSy) 7+ 
As] -4-^DO-l H-^fS^y [4.5-c] *y 
yv7 0« (0. 1 8 7— ol) fc^J>^TS>'2ilt 
Joi. 1 5 0^CJB»LT3i«JH«fU>t. KETjlft 
^Kyy^sytttL. 1 N-«6&V****in 

^hu^*»atr*»u «H(N«iso«)tt. * 

fcftU ^oo*;^-^^y- jKI 5 
O : lv/v) *ajWKCfc»K 4-O'S^TSy-l 
- [4- (twt-rh^^^^TSy) 7>A0 
-1 H— f SrV*[4. 5-c] *yy >>79mt (0.1 
77— ol) fcfife©* (mp : 1 51—15 3. 5r) 

**. 

[0084] IR (KBr) cr' : 3380, 331 
0. 2930. 1680. 1595. 1540. 124 
5. 1160 

•H-NMR (CDC1.) * (m) : 1.42 (9H. 
s) . 1.58 (2H.m) . 2.02 <2H.m) . 3. 
18 (2H.m) . 4.55 (2H.t. J = 7.4Hx) . 
4.55 (lH.br) . 4.95 (2H.d.J-5.6H 
z) . 6. 03 ( 1 H. t . J = 5. 6Hz) . 7.23-7. 
36 (4H.m) . 7.47 (2H.d. J = 7.6Hz) . 
7.51 OH.t.J = 7.8Hz) . 7.75 (1H. 
s) . 7.90 (2H,d. J=8.0Hz) 
(0085] (XKM19) 

l-(4-TS/^l -1H-^g^/f4.5- 
cU/>J>-4-7gy^* 
4 -'syy^Tsy- 1 r [4 - (tart-rh+i"** 

7>/P] - 1 H-4 =rV [4.5- 
c] *SV>67m (0. 1 50— ol) £-4rK5al(3* 
*U *IMt/<5i*>A-|K* [ 2 OX] 0.15** 

fe£2BirauKL£. raeasr^au. x&rmt 

(6 : 3 : lv/v) J: r> BffftwMWfr* . 

Tit^ y KM LTHHfc frjPTR L , l-(4-7S/7f 

/u) -iH—fsry [4.5-c] *yy>-4-r 

S>14« (0.0 54 8-oD *»Bfi»3fefc LT» 

fc. <=*>fc<W>*tttt*, S3CM1 7<rHt^mk-a:U 
fc. 

(0086) (SBtM20) 

1-T3- T r4- (v7r^K*v) -1-tVC 

!>y>r*j4*l t? yi y pgjn -1 H-^fsry 
[4.5-cUyUV-4-T.»v^ 



30 



40 
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a) ?nnMft0.10g (l.laoD&fl- (3 

-TS/rnir^) -lH-45*V[4.5-c]* 
/xjy-4-TS.^0.24 g ( lwl) *N.N-x> 
fVW*/UfcT5F3 0«l«KlU 1- 

rsyrotr/t') - 3 -3H-n,fiMZis4 s h • ants 
(edcd 0.29s (i-5-oi) tlnirftan 

?aa1M'A-J<?S-A' (10: lv/v) T3Btta} 
Lfc. U W» (NazSO*) 

ft. HffF**£:S£LT, 1- [3- [ (^on7t 

•MP) ray] mwn - ih— f srv [4.5- 

100871 b) a) TW^Utl- [3- [ (7o 

D7tt*) rs y ] - 1 h — f s 

[ 4 . 5 - c ] * y 'J >- 4 -T 5 va-fi&-£*£-x? 

U^>-OMB0.14s (0.4 7 2bboI) XtfKiS* 
XtbU7M8mg (0.566«oI) SjBi. 7f* 

(CftU ?oa*)PA->^y- (3 0 : l-~2 0: 
lv/v) 0. 1 - [3- [ [4- (£>7x 

-/px b*c-» - 1 -tfVJ yvr-fe-f-A'] rsy 3 r 

DtA-] -1 H-4 SrV [4,5-c] 
-7Sy20K(0.O364wl) *8»fe#AI"f i: 

t. 

[0088] IR (KBr)cr 1 : 3320, 165 
0. 1525. 1 070. 700 
1 H — NMR (CDC Is) 8 (ppa) : 1.70 (2H. 
m) . 1.86 (2H.m) . 2.19 (2H.m). 2. 
27 (2H.t.J = 10.4Hz) . 2.74 (2H. 
m) . 2.98(2H.s). 3.39 (2H.q.J = 6. 
5Hz) . 3.45 (lH.m) . 4.54 (2H.t.J = 
7.0Hz) . 5.49 ( lH.s) . 5.6 0 (2H.b 
s) . 7.21-7.36 (lOH.m) . 7.38 (1 
H.t. J=7.2Hz) . 7.51 (lH.t.J=7.7H 
z) . 7.82 ( 1 H.d. J = 8.2te) . 7.89 ( 1 
H.s) . 7.9 0 ( 1 H.d. J=8.0Hz) 

[0089] (9UW21) 

l - T3- (r^u^ygy) trotyl - 1 h-4 s 

T4.5-C1 ^y;v-4-T£>^tf 
1- (3-T$ymt/l') -1H-4 srV[4.5 
-c] f/'jy-4-7S>'0.24g ( ImoD *N. 
N-y/fyV*/PA7; K3 Oil OWL. T?'J/H8 
75/*l (1. ImoI) AVI- (3-i/'>fA-7s/7 
otA-) - 3 -XfA-*^^ 5 F • ffiRJSO. 2 9 

s (i.5«oi) *m.maT3.5mwmLtz. &z 
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^y-iW ( 1 0 : 1 v/v) T4HsWf*,W:. 

U *3* ( N at S04 ) ft. METMteC 

2sLfc. R»i:s'y^/'*'J»?A^nvrr?7.<-fc: 
ftU ^oo*/l^A-y^y— ^ (8 : lv/v) *£9 

•ChU->-aP--hUTJ»BU 1 - [3- (T?*JA>T 

= y ) rotiP] -l H->f s^y*C4.5-c] *y 

'JV-4-T5V0. 1 4« (0.4 74mdI) fcstHtfe 
»5R(mp : 173-175*0 fcl/C»fc. i*0t,<0 
10 cO^Htt^x- ^(itlT«^i OT**. 

[0090] IR (KBr)tr' : 3330. 320 
0. 16 30. 1525 

1 H — NMR (CDC Ij) 9 (ppb) : 2.25 (2H. 
m) . 3.47 (2H.q.J=6.5Hz) . 4.61 (2 
H,t.J=7.0Hr) . 5.47 (2H.bs) . 5.7 
(lH.br). 5.71 (lH.d. J = 10.4Hz) . 
6.09 (lH,dd.J=l 6.8. 10.4Rz). 6.3 

2 (lH.d.J=l 6.8Hz) . 7.33(lH.t.J = 
7.61b) . 7.53 ( lH.t. J = 7. 81b) . 7.83 

20 (lH,d.J=8.4fte) . 7.92 (1 H.s) . 7.9 

3 (lH.d. J = 8.2te) 
[0091] (?«t«22) 

t - T3- r T4- (ify^zLA-xh*^) -l-e^c 
u ^stuk ja T5 y 1 ypttiui -ih-^s 
wr4.s-d*/u>-4-7gy<r>6ft 

1- [3- (T^U/UTSy) yWrts] - 1 H — f 5 
*V [4.5-c ] =*yj> — 4-7SV0. 12s 
(0.4 06b»1) S-X^ y-lH OalOWPL. 4- 

(y'7i-w h^i') e-^y s^-aatao.i 3s 

30 (0.427mo1> SZfMMc»^hy^38ag (0. 
4 4 7s»l ) fefti. 1 WnSHKSL*:. 

h??? <—£.tfLt:. rnzntiM-jtSS— jM4 
0 : lv/v) »fiBB*C± 0 Bttr*tJ«r**>« 
x-f/vrf- 'J-f-jLU-hLTSTXL, 1 - [3- 

C [4- (s^xxik* -l-tr^ys^rn 
/ty>*] rsy] 7d^] -iH--f sr/[4. 

5-c] ^yy>-4-TS^7 5« (0. 13 3ao 
1) fctWtfelB* (mp : 1 7 8~18 2'C) fclytt* 

[0092] I R (KBr) or> : 3330. 320 
0. 1640. 1530. 1080. 700 
'H-NMR (CDC Is) * (mw) : 1.61 (2H. 
m) . 1.84 (2H.m) . 2.13 (2H.m) . 2. 
20 (2H.m) . 2.38 ( 2H. t . J =6 . Ofe) . 
2.54 (2H.t,J»6.0Hz) . 2.74 (2H. 
m) . 5.48 ( 1 H.s) . 7.21-7.54 (1 1 
H.m) . 7.51 (lH.t.J = 7.7Hz) .7.83 
( lH.d.J=8.4Hz) . 7.9 1 (lH.s). 7.9 
50 4 ( 1 H.d. J =8. 4Hz) . 8.68 ( lH.br) 
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(0093] (XttM23) 

i- f4- <r^u^rsy>r4-jbi -i h-^ 
l- (4-rsyr*-rt0 -ih-4 srv[4.5- 

c]*yU>'-4-T5>'0.26« (1bbd1)€-N.N 
-y^fA^^T; F3 0alWBSL. T9VMtH 

5ui ( l . l-oi) mfi - o-iSx+jUTSS-rn 

t/P) - 3 -3L+tV1M,X.i;4 £ H . ffi&ffl 0 . 2 9K 
( 1 . 5aaol ) *iUi.SHBT 1 Lfc. RiESC* 
fcfci. ?OOil?/l^TlH34»lC?oojt;/PA->* 10 

( 1 0 : 1 v/v) T4S«aJUfe. ««JBt*B 
*T»»U W* (Na>SO<)tt. *ffT#*$:W* 

U ?00*A-A->^y-A' (10: 1~8 : lv/ 
v)*aJWH=J:9. 1 - [4- (T^UA-TSy) r 
-1H-- f srr[4.5-c] V-4- 
T5>90mg (0. 29 1 mmo 1 ) 
(mp : 176—178X:) k LT»fc. .T ?>(> 

(0 0 94] IR (KBr)cr< : 3320. 32 0 20 
0. 1640. 1530 

* H-NMR (CDC la) * (nw) : 1.65 (211. 
m) . 2.04 (2H.m) . 3.40 (2H.q.J = 6. 
7Hz) , 4.58 (2H.t.J=7.2Hz) . 5.50 
(2H.br). 5.52 (1 H.b r) . 5.65(1 
H.d. J = l 0.2Hz).6. 03 (lH.dd.J = 16. 
8. 10.4Hz). 6.27 ( 1 H. d. J = 1 7. OH 
z) . 7.3 3 (lH.t. J=7.6Hz) . 7.53 (1 
H.t.J = 7.7Hz) . 7.83 (lH.s) . 7.83 
(lH.d,J=8.6Hz) , 7.93 (lH.d.J=8. 30 
4 Hz) 

(0095] (WWI24) 

1- T4- f T4- (^2r=JUjth*^ -1 - tf*t 

VT4.5-c1 #y»J>-4 -T$>g>^lfi 
1- [4- (T^'J/t-TSy ) rf-JP] -1 H-4 §y 
V [4.5-c] Jfy'J >—4-TS^8 5«g (0.27 
5— □!) Soc^y— /WalCSJIfU 4- (i-'7i-^ 
pth^s^) ^'jyv-«HI88is (0.288mo 
\)BLlf9m*!mi-hV<n>2Sm (0.302«l) S: 40 

ftUi. ;DD**A-y^y-ft. (50: 1 v/v) » 
ffiaWHcJ:0Btt1irtr*a&. »««*«x— r/WTKU 
-f-j. L—f-LT iPKU 1- C4- [ [4- 

-1H-4 *rV [4.5-c] 
-TS>-4 8«g (0.0 83 2—oD *afe»3fc (m 
P : 1 74-1 7 6-C) t LXfrfz. Z<r>i><rx7>ftit& 

«f- ruJZTcoM or**. 50 
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(0096] IR (KBr)cr' : 3370. 310 
0. 2950. 1640. 1530. 1090. 75 
0. 705 

'H-NMR (CDCh) S (pp.) : 1.48-1.6 
3(4H.m). 1.77 (2H.m). 2.01 (4H. 
■) . 2.30 (2H.t.J = 6.0Hz) . 2.44 (2 
H.t. J-6.0Hz) .2.63 (2H.m) . 3.28 
(2H.q. J = 6.5Hz) . 3.37 (lH.m). 4.5 
6 (2H,t.J=7.2Hz) . 5.42 (2H.bs) . 
5.47(lH.s). 7.21-7.35 (1 1 H. 
m) . 7. 5 1 (1 H. t . J = 7. 7Hz) . 71 8 1 (1 
H.s). 7.82 ( 1 H.d. J=8.0Hz> . 7.92 
( lH.d. J -8.0Hz) . 8.58 (lH.br) 
[0097] (9SCM25) 

1 - T3- T f4- f (4- »dd7t^) 7^at> 

Qg/H -lH->f Sr/ [4.5-c T*yiJ>-4 

1- [3- (T7Vn>7$S) T-nhVP] - 1 H->f S 
*V [4. 5 -c ] #y y >-4 -T5 f5 Oag ( 0. 1 
6 9a»l) *x?y-*5alfS*afU 4- [ (4-? 
nn7x-;H 7x=^h*i/] e^'jy'y • flUKtt 
6 Oag ( 0. 1 7 8—1 ) JUUttfefcXT-r y*7A 1 6a 
g(0.186aaoi) SrJPiT 1 BftSKKSL*:. 3fW* 

(4 0 : lv/v) 9 Btt*j***>. 

r^Th f- LTiFTX L, l-[3- 
[ [4- [ (4-7nD7i^) 7x-iP^h*^] 

1HH S^V [4.5-c j *yy>--4-T5>-4 
Oag (0.06 6 9aaol) £Bfe»5fc (mp : 17 0— 
17 2. 5TZ) t LXftt:. ;<0tWMHI5Wf-f 
JifilTOitOT**. 

[0098] I R ( KB r) car' : 3320. 320 
0. 2940. 1640. 1530. 1080 
« H-NMR (CDC la) S (ppa) : 1.59 (2H. 
m) . 1.81 ( 2H.m) . 2. 1 3 (2H.m) . 2. 
2 0 (2H.m) .2.37 ( 2H. t . J =6. 0Hz) . 
2.54 (2H. t. J=5.8Hz) . 2.72 (2H. 
m) . 3. 37 ( 2 H, q , J = 6 . 4Hz ) . 3.4 0 (1 
H.m) . 4.59 (2H.t.J = 7.0Hz) . 5.43 
(lH.s). 5.45(2H.bs). 7.23-7.3 
4 ( 1 OH.in) . 7.5 1 ( 1 H. i. J=7.6Hz) . 
7.83 ( 1 H.d. J=8.4Hz) . 7.91 (1H. 
s) . 7.9 4 (1 H.d. J=8.4Hz) . 8.59 ( 1 
H.br) 

[0099] (%ftM26) 
1 - T3- (4-yop)^ />fiP7Sy> -rraf 
-\H-4 T4.5-c1 



2 5 

i - ( -ih-4 srv [4.5 

-c] *y»Jy-4-T$>'0.24g ( 1— ol) *N. 
N-^fTUsM^TS F3 0«14dRSU 
BK0.1 lal (l.lnl) &X/1 ~ (3-2S*+*T 
* J ratrn^) - 3 -X^-A^iWCSM 5 F • tttttt 
0.29g (1.5-ot) JrlniSflriWMWLfc- E 
jE»C****2W** Mftx^T30«ajLfc. Wli 
«**«*Tifc»U «* (Na»S04 ) SL SUETS 

FLTiFEL. 1 - T3- {4-?uxM,7fJ4foT 
*>>) rotr/H - iH->($r/[4.5-c]^ 

U >/ _4-75y3o l g (0.08 6 7mo1) 

[0100] IR(KBr)cr':3330, 320 
0. 1 650. 1 530 ' 
1 H-NMR (DMSO-d«) & (pp«) : 1.91-2. 
04 (4H f m) , 2.26 ( 2H. t . J =7.4Hz) , 
3. 12 <2H.q. J = 6.2Hz) . 3.64(2H,t, 
J = 6.6Hz) , 4.59 <2H.t, J = 6.8Hz) . 6. 
58(2H.br) , 7.26 ( 1 H. t . J = 7. 4H 
z) . 7. AS (lH.t.J = 7.8Hz) . 7.62 (1 
H, d, J = 8.0Hz) . 8.03 (lH,d,J^7.6H 
z) , 8.05 (IH.br) . 8.2 0 ( lH.s) 

101011 <3«t«27) 

l- L3Lz r [4jz U£Ls^ik 2S±±kl zlLzl^S 

l - [3 - M-^oo/ur^yM/prsy) rntr 
/^] -iH- { iw [4,5-c]*/yy-4-r 

S>-2 5« (0.0 72 2— ol) . 4- (y7i^> 
F*^) ^U^-«KtB44ig(0.] 44—oD 
aVKBW»J^40Bg (0.289— ol) SrN.N-i^ 
jCf-jpfc**rS F3bI*T\ 1 0 0t:iCHfiLT8W 
KMBf Lfc. ^SStc***li.* ^oo^t2Bi 
ffiU «a* (NaiSOt) «ffT»**«*Lfc, 

mftUJk-jC^y— ^ (15 0: 1-70: Iv/v) » 
iMHMci 0 BflW%***>. iS«»*«x-^r/Pr F »J 
**U-M,T, 1- [3- [ [4- (^7x^h 

^] -1H- f?r/[4.5-c] *yuv-4-r 
S^15« (0.0 26 0— ol) irfife»* (mp : 1 
58-1 62.5X:) fcLT»fc. wOt>«D*>4H|gW9 

101021 IR (KBr)ar' : 3200, 164 
0. 1 530. 1 070. 700 
•H-NMR (CDCls) iPtm) : 1.62 (2H. 
ra) . 1.77 (4H.m). 2.10(2H.m). 2. 
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1 9 (2H.m) . 2.29 ( 2H. t . J -7-0ite) . 
2.34 (2H. t. J«6.4fe) . 2-69 (2H. 
m) . 3.35 (2H.q,J=6.5lb) . 3.40 (1 
H,m) ; 4.58 (2H.t ( J=7.0lb) . 5.45 
(2H.bs), 5.47(lH,s). 7.19-7.3 
4 (1 lH.m) .7.51 (lH.t,J=*7.7Hz) . 
7.8 2 (1H. t. J«8.4Rz) . 7.9 2 ( 1 H. 
s) . 7.93 ( lH,d.J=8.2lb) 
[01031 (XKM28) 
10 L^JL3jz \5± ZS3&2Z±l±&XX2l ^otr 
iui -iH->f srv r4.5-ci#y»Jv-4-r 

i - (3-7$yrnw -ih— far*/ [4.5 

-c] VJ>-4-7$y0.32g (1.33— ol) 
tN.N-^f-A/*^T5F4 0«ltdH»L. 5- 
^QD£«K0. 1 5«l ( 1.4 6— ol) fttfl - (3- 
^fA^7$y7n^) -3-x*AofirJM«^f $ F 
•W0.38g (1.99-1) &lffJtJKa?lftlf 

2D DD^^^y-/P ( 1 0 : Iv/v) T^BKKfcL 
fc. *W«-*ttWcca»L. «a» (NaiSOOft, 
*»*JSEET«*L*:. UKx-**/!/? F U l^- 
FtTiTOU 1- [3- (5-?ann^>^>Mjp 

r$y) me/n -iH-fSfV[4.5-c]* 

y U^-4-T^VO. 1 6 s (0.445— o!) 

[01041 IR (KBr)cr 1 :34 70. 329 
0. 1650. 1525. 1395 
30 •H-NMR (DMSO-d«) (ppa) : 1.62 (2 
H.m) . 1.70 (2H.m) , 2.00 (2H,t,J = 
7.0Hz) . 2.12 ( 2H. t. J=7.4Hz) . 3.12 
(2H.q. J = 6.3Hz) . 3.62 (2H. t. J = 6. 
2Hz) .4.59 (2H. t, J = 6.9Hz) . 6.6 1 
(2H.bs) . 7.2 6 ( 1H. t. J = 7.6Hz) . 7. 
4 5 ( lH.t. J = 7.8Hz) , 7.63 (1 H.d, J = 
8.4te) . 7.98 (IH.br) . 8.04 (lH.d. 
J=8.2Hz) . 8.2 1 ( lH.s) 
[0105] (93fW29) 
40 1 - f3- T T4- (y7iz/^^i/) -1 - tr^ 

IL^^^ZdJSd 7$ yi7oe^i-iH->f$ 

^/r4.5-cU/'J>-4-7Sy^t 

1 - [3- (5-^oo;i^^y>f;uT$/) mtr 
- i h-4 t4.5-c] V-4-T 

= y50ig (0. 1 3 9— ol) . 4- (y7x-;M F 

e^u^v «itr«a4 2«g (o. i 39— oi) at 

^Ktt«9^58ig (0.4 1 7—ol) fcN.N-S^X 
^jtti^ATS F3«I4T. 1 0 0t:CjW£LT7lWa 

50 ttZTfrZT/t^Am^hrjy i-IZHL. 
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700jfcjW»-**y-A' (100: 1— 70 : IW 
v) mum^tzX 0 Bfi9tt***>. jggretftx-T*' 

ThUf-AU-hLTWRL. 1- [3- [ [4- (it 
7 3. -fr* b*is) ~ 1 -WJity<>>9S4A,} T 
5/] rot/P] -1HM $rV [4.5-c] *y 
U>-4-rSV2 0« (0.0 3 38hdI) 
*(mp: 152 — 154-C) fcLT»fc. Z<Oh0XO 

[0106] I R ( KB r ) er 1 : 3 3 3 0, 320 
O. 2940. 1640. 1530. 1070. 700 10 
•H-NMR (CDC I 3) S (pp.) : 1.50 (2H. 
m) . 1.64 (2H.«). 1.69 (2H.m) . 1.84 

(2H.m) . 2.08 (2H.m) .2.19 (2H. 
m) , 2.20 (2H. t. J = 7.4lte) . 2.30 (2 
H.t.J=7.2Hz) . 2.70 (2H.m) . 3.36 

(2H.q. J=6.5Hz) . 3.41 (lH.m). 4.5 
7 (2H.t. J = 7.0lfe) . 5.45 (2H.bs) . ( 
5.49 (lH.s). 5.94 (lH.t.J = 5.8H 
z) . 7.21-7.37 (1 lH.m) . 7.52 ( 1 H. 
t.J = 7.7Hz) . 7.83 (lH.d.J=8.4Hz) . 20 
7.90 (lH.s) . 7.92 ( 1 H. d , J =8. 41b) 
[0107] (HdtM30) 
1- T3- (6-^o^*»^jt>7iy>yDe 

- 1 H-^y>/U.S- r 1 *y'J>-4-T 

l- O-rsyT-oeyp) -ih— < *rv [4.5 

-c] */!)>-4-7Sy0.24g (lwl) £N. 
N->7jt^-A*A'ATS F3 0allSMU 6-/Ot 
*Tn>»0.2 1g (l.lm»l)Rtfl- (3-So< 
•f-ZPT S yroe/W - 3 -X-t-A-^yp.-Kj/^ § F • * 30 
16*0.2 9 g (1.5a»l) Oat. latlWHfl 
fc. ®Eac^*£ai£»|8xf^T2H»a!U «6 

-7-)isZt>tz*rC h V LTiPTCL. 1 - [3 
- (6-7QtMty^A,rS/) 7ot*] - ih 
f S^V [4. 5-c ] ^/'jy-4-7SV5 0« 
(0.12 O-ol ) &Ka&Bmt LT»fc. Z<0i,*> 

[0108] IR (KBr)or' : 3330. 320 
0. 1 540. 1 540. 1 395 40 
'H-NMR (DMSO-de) S (ppa) : 1.36 (2 
H.m) . 1.52 (2H.m) . 1.70 (2H.m) . 
2.00 (2H.m). 2. 1 0 (2H.t.J = 7.0H 
z) . 3.11 (2 H.m) . 3.6 0 (2H.t. J = 6. * 

^#WHb£Hi o . 2 g 

y^ytyf^U-h (SP-20) 2.0g 
&9*+>Wt4VTaK»( I Pll) o.4« 

7 .4g 

r 10. Og 

[01 12] 8OrcfcfcLfcy*t*>*y5*u-*50*h (SP-20) 2 g lC**Bft:£*0 . 2 g tiDiffl 



*8Hz) . 4.59 (2H.t. J-7.0te) . 6.56 
(2H.bs) . 7.25 (IH. t. J-7.4fe) . 7. 
44 (lH.t.J = 7.4Hr) . 7.62 (lH.d.J = 
7.81b) . 7.95 (lH.br) . 8.03 (lH.d. 
J = 7.4te) . 8.20 (lH.s) 
[0109] (%*M31) 

1- T3- r f4- iM2jt=Jk^±S±l Z-LzJgS 

yVf4.g-c1*y'JV- 4-Tgyg»Ait 
1- [3- (6-7 , 0*'v*tfv-f/l/ r $/) :rntr 

^] -ih— fsryr4.5-c]^yy^-4-r 

5>4 5w(0.1 0 8— oi ) . 4- (y'7x-;M h 

^) -*imi6 5«< 0.21 5—Di)a 

V*afc0y7A5 9«g (0.4 3 Owl) tN,N-y> 

fWjjw^rsKstit. i oo"ctaiaiLr8*flHi 

ttLtii. EU&tHZJktrlBt 7 on jJs/l^T2 Bitot U 
tt* (NaiSO«) ft. «CT»«S-«*Lfe. ftftfr 

: 1— 70 : lv/v) 
<=J:9B«ft*«*>. JWW*Hx-^rhUf-*U 
-FLTWRU 1- [3- t [4- (5^7x^h 

#5^) - 1 - tr-^'j -ty^vy a iui rsy] roe 

AO -lH->f SrV [4,5-c]^7'jy-4-7 
SX28«« ( 0. 04 6 2— ol ) (rap : 

151~15 5*C) bLXWz. COtW)iHC9Wx 

[011O] IR (KBr)cr' : 3330. 294 
0. 1630. 1540. 1070. 700 
'H-NMR (CDC It) * (pp.) : 1.3 1 (2H. 
m) . 1.48 (2H.m) . 1.63 (2H.m) . 1. 
70 (2H.m) . 1.86 (2H,m) , 2.07 (2 
H.m). 2.17 (2H.t.J = 7.6lte). 2.20 
(2H.m). 2.27 (2H.t. J = 7.6Bx) . 2.7 
1 (2H.m) . 3.37 ( 2H. q. J = 6. 5Hi) . 3. 
42 (lH.m) . 4.57 ( 2 H. t . J -6 . 8Hz) . 
5.45(2H.bs). 5.50(lH.s). 5.62 
( IH. t.J=6.0Hz) . 7.21-7.37 (1 1 H. 
m) . 7.5 3 (lH.t.J=7.7Hz) . 7.83 ( 1 
H.d. J = 8.4lto) . 7.90 (lH.s) . 7.93 
( lH.d. J=8.2Hz) 
[0111] («t«32) 

ft* : *XMt>{L^i#tttwmi&T<oimzi 
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M) o.4gMn£fcflL HUM* (sot:) LT 

[0 1 1 3] UMSM1) 
2X4 5** F««<Offcfc 

8 cccartiL^-f y *t-t y >*5 g t:*o»«P4 9 

888 1 5tCEtt^*ttT**«Lfc'f S«P0. 5 g 

*io;UW*w*L*:. wfic. as*s» (8 or) UT 

[0114] (ifctt«2 ) 

o. 1 2xyvfDvv«t (^*y*«*) ***>± 

[0115] (#Ot«33) 
( 1 ) U8t/j£ 

*W3 0 0-6 0 0g«litt. Hart I eyWW 

1 s h i i £> (Naunyn-Sctaiedefcerg's Arch. Pnarnaco 
1.. 332.219-223. 1986) tCfc 0**S*l*:*tt«r-«C 

WRDIfcufcf*. •M**^(C*->T«2~3n*0«*M» 
rt-tWOffiU *«^2>^&»WM{*fc*FT*L 
fc. 9*it3 7X:tZtBALtiSmm (Krete bicarbonat 
ejt:NaCl 1 18.1*. CaCli 2 . 5«M. K 
H»P04 1.2*. KC I 4.6«H, MgSOt 1.0 
*. NaHCOa 2 5*. glucose 11.1*. p 
H : 7.6 5) fc«|)tLn:10«l'r^5ta«««PC»« 
U 9 5XOt. 5%COiOateJ8fX«:il*Ut. «* 
WUflHUWt 1 gtL, *0>»Rffifc&SWfc£SWj F 5 
(NEC San-ei.Type 45196A) JfctfE 
EJjT>y (NEC San-ei.Type 1236) %itlX4> 
?m\s91-3—y— (RIKAD0KI R-50) ±.IZ3WLtl. 
[0 1 16] «*UlfcWB incubation LXfrktA? 
$ > ( 1 0*»M) *tt4LTraBRB*»fc. £*l*ft 

fc. ttKtt£*!£2 04HaiM!«U *»(fcS1MS4f< 
SKOb^.^ 5 VOCOW^ffaW***)*:. 
[0 117] b*7S>0<M«»i£«*tt*fc:. 4 5 

«H(1 —f yrt*- 1 H-4 s//[4,5- 

ftMsJWHfc^iMiDMSQ (i^f-TPX/Psit+^F) 
(DMSOOV^jrxS»«^-<0«|liaflBiO. 
IX) Ufc. 

[0 118] (2) IS* 

*;H= -y F*«SO t X * £ 5 0 XfWW*« 



30 



10 



■Mk^H^aK ( I Cfttfg) *EtT*>* 1 58* 
«22. 24. 27. 29»l^31«HI:^lrt±> ? 7xV 

[0 119] 
[HI] 

XI 



*»<t#4l 


«t^^i (ic: 




>10-»M 


U97>. Vt F? S > 


l.BxlO"M 


MM12 2 


3. 4xlO'*M 


«tH2 4 


4.0x1 0' f M 


XMM2 7 


l.BxlO-14 


JOWI2 9 


S.4xlO-'M 


JOM31 


2. 2X10-'M 



[0120] ( 



34) 
Iffi 



<l)Mt*& 

■MWi43Mfc05Ba 1 b/c7W («) %B^9UT 
20 (*> JrOMXLiaB^WBWB^oat^llCftL 

Jt. 

[0121] a>r-KMK*>IIH 

0 . 9XaMfc-*- F U *.fc***2 OalC^fc a * t 

(DermtflphagoSdespteronyaBinus: International B 
iolcgicals. Inc. ;Lot. No. 14679) 1 gfcJKRlU 3 0al 
Xtf-rFtClJU *)*T\ 4 0 00-4 5 
O0rpnT*t^7-^XL«: (WMTF-Cfct^-M X 

-Mxut) . tf^-MXLnrStofcsoniwaaw 

30 t£§>L. Sai'C3 5 0 0rp«T54MBSS , ffV». ±M& 
mtvmxmt3&l>t: (*»A) . CO«^€r2Hai05E 
-tZbtzX-iX. S»B. j§»CSr#fc. *«* (RO 
*) -C+fl-fcfrUMWfK (H3W««t) : Seamless C 
ellulose Tubinng) JS»A. B. C Jr-tfl-fftJiA 

u 4xrco.9%«fl:^Fy^A*j8ac*tLT- 
*. aflrSr '<?->*:. a«**T«, »»A. B. Ctf>*>- 

>t?IMHr:?>'''«75£**"y F (Protein assay Reagen 
tBCA Kit: PIQUE. Inc. ) TSI^t. 5 0 

Ojug/«io^w^»tttc«J:dt:. o.9X*<fc* 
40 Fy>A*»irCJ8RLfc. ^*l^»<03i8«fr»*LT 
1 SnlW^'JTTafWV^-i— rt:i Onl-fO^jtL. 

L*. C W«»Ji«W^ 1 1- - 8 o xrt- 

[0122] OSn^&t^Sfi 
5B«*«*t^«URj8»tC40*«) 1 SiSanL^fc 
^t<ftt^»«t L/C. SftOlV-f^'x^^- (T/HEtt 
H) v>x<OW»»ttTt=C<r«8«e200/xl» 

**> 7 Bit * tcHlltt^trlf ofc. 
50 [0 1 23j«fiUtJ@S^2 1BttC. 0.9X»fk 
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(0124) OftJtlslK&VWlWaOWK 
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AB Title compds. I (X = H, halo; m = 1-9; n = 2-12), which show eosinophil 
infiltration inhibition and antihistaminic activity, are prepd. Eight 
types of intermediates for I are also claimed. An EtOH soln. contg. 0.12 
g l-r3-(acrylainino)propyl]-lH-iinida2o[4,5-cJquinoline-4-amine (prepn. 
given), 0.13 g 4- (diphenylmethoxy) piper i dine .HC1 , and NaHC03 was refluxed 
overnight to give 75 mg I (X = H, m=2, n = 3), which in vitro inhibited 
hxstamine-induced contraction of tracheal muscle of guinea pig with IC50 
of 3.4 .times. 10-7 M, vs. 1.5 .times. 10-7 M, for diphenhydramine . HC1 . 
An ointment contg. I was formulated. 
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